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MEMORANDUM
SUBJECT:

Chemistry Methods.
TO:

HB/RD (7505P)
FROM:

ERB4/EFED (7507P)
THROUGH:

This memo is to inform you that two (2) DERs for saflufenacil are finalized. - Two
electronic files are associated with these finalized DERs. Study MRIDs and

. 6-%
Elizabeth Behl, Chief M. fngune (¥ & 'E”L“‘\

ERB4/EFED (7507P)

classifications are listed in Table 1 below.

Table 1. DERs and Classifications for Environmental Chemistry Methods for

gz' Oooid (-30-09

0—09

‘Saflufenacil.
MRID Study Type DER Electronic File Name Study Classification
47127928 Analy“‘;‘j;temreth"d m (No DER: missing ILV) Upgradeable
Analytical method in . ’
47127831 soil (No DER: replaced by MRID 47699902) Upgradeable
47523802 AnalytlcvjigethOd M| (No DER: replaced by MRID ‘47699903) . Upgradeable
47699902 | Analytical method .
47127832 and ILV in soil 118203 47699902+ ECM - Soil.pdf Supplemental
47699903 | Analytical method
47523803 and ILV in water 118203 47699903+ ECM - Water.pdf Acceptable
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BAS 800 H in S0il/2008-0431/118203/BASF Corporation/241
PMRA Submission Number: 2008-0431/Company Code: BAZ .
~ Active Code: SFF/Use Site: 13 and 14
ENVIRONMENTAL CHEMISTRY METHOD REVIEW REPORT

( Revision 2)
Data Requirement; PMRA Data Code: 8.2.2.1
PMRA Document No.:
EPA DP Barcode: . 350054
OECD Data Point: NA.4.4.

EPA Guideline: ECM Method Review

Test material:

Common name:  Saflufenacil (BAS 800 H)

CASname: ~  2-chloro-5-[3,6- -dihydro-3-methyl-2,6- leXO 4-(trifluoromethyl)-
1(2H)-pyrimidinyl]-4-fluoro-N- [[methyl(l-methylethyl) ‘
amino]sulfonyl]-benzamide i

IUPAC name: N’-[2-chloro-4-fluoro-5-[1,2,3,6-tetrahydro-3-methyl-2, 6-dioxo+4-

‘ (trifluoromethyl)pyrimidin-1-yl]Jbenzoyl]-N-isopropyl-N-

| methylsulfamide }
EPA Primary Evaluator: / Date: 4 / 6’0/ 07(
- Eliza¥eth Flynt, Chefnist :
EPA Peer Reviewer: | \X\WM u&w\ Date: / 3 B/ 3 Piﬁ q

» les Kepnedy, C emmst ‘
QA Officer: : \ ; Date: é"/ 5’7'/97

Dr. Christian Bfrne /@A Officer

PMRA Global Reviewer: __ ot feee  Date: 6/39/09
_ Katherine Keppel-Jones,HC-PMRA-CES |
APVMA Global Reviewer: o %"4 Dwﬁ

Dr. Daryl Murphy, DEWHA/APVMA

ANALYTICAL METHOD: MRID No. 476999-02 / PMRA No.1731026, Saha, M.,
March 16, 2009, “Method Validation of BASF Analytical Method D0503 entitled: The
Determination of Residues of BAS 800H and Its Metabolites, in Soil Using LC/MS/MS”,

DP Barcode D350054/MRID No. 476999-02/PMRA No. 1731026, 471278- 32/PMRA
No. 1546945, Pg 1 of 8




BAS 800 H in Soil/2008-0431/11 8203/BASF Corporation/241
PMRA Submission Number: 2008-0431/Company Code: BAZ
‘Active Code: SFF/Use Site: 13 and 14

ENVIRONMENTAL CI—IEMISTRY METHOD REVIEW REPORT

Metabolites, in Soil Using LC/MS/MS” (MRID No. 471278-32 / PMRA No 15469 4?)

was conducted by Adpen Laboratories at Jacksonville, FL. Pages 1-203. The BASF
Study No. is 132662.

EXECUTIVE SUMMARY

The method is applicable for the quantitative determination of residues of BA
800 H and its metabolites in soil. The method was created in accordance with EPA’s
(Good Laboratory Practice Standards, Title 40 Code of Federal Regulations Part 160.
Although, the ECB found that this Environmental Chemistry Method (ECM) and its |
associated independent laboratory validation (ILV) met all criteria for a scientifically
valid method, it is considered supplemental because the LOQ validated (0.01 mg/kg)
significantly higher than the lowest phytotoxic endpoint in soil (0.0005 mg/kg).

ot

Method Summary

Soil samples are extracted by vortexing with acetonitrile twice, and then

- acetonitrile:water twice, followed by centrifugation, and removal of the supernatant for

analysis. The residues are determined using LC/MS/MS.

The reported limit of quantification was found to be 0.01 mg/kg for all analytes.

METHOD ACCEPTABILITY/DEFICIENCIES/CLARIFICATIONS

Although the method was well documented and meets all the requirements for a
scientifically valid method there are several inconsistencies/corrections which should be

noted.

The LOQ used in this validation was 0.01 mg/kg (ppm), whereas in order to |
analyze for the lowest phytotoxicity endpoint in soil, the analytical method would need

an LOQ of approximately 0.0005 mg/kg (0.0005 ppm). Therefore, although the methqd is

valid, it is considered supplemental.

On page 101 of the amended registrant method, the LOQ is correctly stated as |

0.01 ppm, but the example calculation, “Therefore, at the LOQ, if the amount of analymte '

is 10 pg on column, the LOD is 2 pg on column.” uses an arbitrary final value that is |
different than the value in the method. The reviewers find this unnecessarily confusmg

[0 A

S
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BAS 800 H in Soil/2008-0431/118203/BASF Corporation/241
PMRA Submission Number: 2008-0431/Company Code: BAZ

: Active Code: SFF/Use Site: 13 and 14
ENVIRONMENTAL CHEMISTRY METHOD REVIEW REPORT

COMPLIANCE

Signed and dated statements that this method was conducted in accordance W1th
the requirements for Good Laboratory Practice Standards, 40 CFR 160 were present|in
the method. A statement of non-confidentiality on the basis of the method falling w&hm

the scope of FIFRA Section 10 (d){(1)(A), (B), or (C) was present
A, BACKGROUND INFORMATION

BAS 800 H is a herbicide that will be used for the treatment of cotton, cereal

other crops in the U.S.

and-

TABLE A.1. Test Compound Nomenclature for Saflufenacil

Compound

. *See Appendix A for the chemical structure information

Chemical Structure

Common name

Saflufenacil (BAS 800 H)

Company experimental name

BAS 800 H

TUPAC name

N’-[2-chloro-4-flucro-5-]1,2,3,6-tetrahydro-3-methyl-2, 6-dio
(trifluoromethyl)pyrimidin-1-yljbenzoyl]-N-isopropyl-N-
methylsulfamide

X0~4-

| CAS Name 2-chloro-5-[3,6-dihydro-3-methyl-2,6-dioxo-4-(trifluoromethyl)-
1(2H)-pyrimidinyl]-4-fluoro-N-[[methyl(1-
' - | methylethylamino]sulfonyl]-benzamide
CAS # 372137-35-4

TABLE A.2. Physicochemical Properties of the Technical Grade Test Compound

Parameter Value
Melting point/range Not available
| pH Not available
Density Not available
Water solublllty @3 °C) Not available

Solvent solublhty
(mg/ml at20°C)

Not available

Vapour pressure

Not available

Dissociation constant (pK.,)

Not available

Octanol/water partition coefficient

| Not available

UV/visible absorption spectrum

Not available

DP Barcode D350054/MRID No. 476999 02/PMRA No. 1731026, 4’71278-32/PMRAL
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BAS 800 H in Soil/2008-0431/118203/BASF Corporation/241
PMRA Submission Number: 2008-0431/Company Code: BAZ
' Active Code: SFF/Use Site: 13 and 14

ENVIRONMENTAL CHEMISTRY METHOD REVIEW REPORT

B.1. Principle of Method

A 0.1 gram aliquot of soil sample is placed into a well plate tube and fortified
with an appropriate volume of spiking solution. A volume of 0.4 ml of acetonitrile is
added and the well tube capped and vortexed twice (once up side down, then right sid
up} at 2400 rpm for 1 minute each. Then an additional 0.4 ml of acetonitrile:water -
(40:60 v/v) is added and the well tube capped and vortexed twice (once up side down,
then right side up) at 2400 rpm for 1 minute each. The vortexing is followed by

centrifugation at 3000 rpm for 5 minutes. The supernatant is removed and transferred into

a Matrix Alpha Numeric Tube. Sample and controls are analyzed via LC/MS/MS.

@ .

Summary Parameters for the Analytical Method -
TABLE B.1.1. Used for the Quantitation of Chemical Residues
: : in Matrices Studied .
Method ID ECM024251-87
Analyte(s) ' ‘ BAS 800 H, M800H01, M800OH02, M80OHO7,
MB80OHO08, M8OOH15, M80O0H22
Extraction solvent/ftechnique Soil samples are extracted using acetonitrile and
, acetonitrile: water
Cleanup strategies Centrifugation
Instrument/Detector PE Series 200 Micro Pump System with Series|200
: Autosampler / PE Sciex API 3000 Biomolecular
Mass Analyzer

C. RESULTS AND DISCUSSION

C.L.Recovery Results Summary

| TABLE C.1.1. Recovery Results from Method Validation of Soil

Matrix Spiking Level Mean% Recoveries Relative Standard
{conc. units) Deviation

*See Appendix B

C.1.2. Method Characteristics.

TABLE C.1.2. Method Characteristics

Analyte _ BAS 800 H, M800H01, M800H02, M8OOHO7, M80OGHOS,
MB80OOH15, MB0SHZ22 ,
Limit of Quantitation » 0.01 ppm
Limit of Detection (LOD) 0.002 ppm
Accuracy/Precision at LOQ *See Appendix B
| Reliability of the Method/ [ILV] An ILV was performed for this method. MRID No. 471278-32
Linearity Linear curves were prepared for each analyte. The correlation
] coefﬁcient was > (.9940 for all compounds.

DP Barcode D350054/MRID No. 476999 02/PMRA No. 1731026, 471278- 32/PMRA _

No. 1546945 Pg4of8




BAS 800 H in Soil/2008-0431/118203/BASF Corporation/241
PMRA Submission Number: 2008-0431/Company Code: BAZ
Active Code: SFF/Use Site: 13 and 14 ~
ENVIRONMENTAL CHEMISTRY METHOD REVIEW REPORT

TABLE C.1.2. Method Characteristics

-| Specificity The method is very specific dus to the use of MS-MS which is the
most highly specific method for detection of residues at low
concentration.

C.2. Independent Laboratory Validation (ILV)

TABLE C.2.1. Recovery Results Obtained by an Independent Laboratory Validation of the

Method for the Determination of Saflufenacil and its Metabolites in Water : J
Matrix Spiking Level Recoveries |
(conc. units)

See Appendix C

D. CONCLUSION

Although this is a well documented method which was confirmed by an
independent laboratory validation, ECB finds the method supplemental, because the
validated LOQ (0.01 mg/kg) is significantly higher than the Iowest phytotoxic endpomt
in soil (0.0005 mg/kg). |

'DP Barcode D350054/MRID No. 476999-02/PMRA No. 1731026, 471278- 32/PMRA
No. 1546945, Pg 5 of 8
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PMRA Submission Number: 2008-0431/Company Code: BAZ
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Appendix A: Chemical Structures of BAS 800 H and Its Metabdlites

B

BASF Code Name: BAS 800 H BASF Code Name: ME0OHO7
BASF Regisiry Number; - 4064449 BASF Registry Number. 4775453 . )
‘CAS Number: L 3TFIT-35-4 Mﬁ_lecuiar Farfnu!a: CuyHyCIFNGOSS
Molecular Formula: CiHeCIFNGS Malecular Weight: . 3808
Molecular Yeight 500.9 Lot No.; ‘LG7-196
Lot No.: ™ L67-140 Purity” 95.4%
Purity: 99.9% Expiration date March 1, 2009
Expication date: July 03, 2008 Structural Formuta: C )
Structural Formala: ) . F. Cl -
F. o] W [ .
o CH, i CH,
ﬁ\ /'El CH, Hel 7/8:
@ % A, e e
. /& 40770 oH o
, CF; T ) 0 . S, '
CH, - .
i
!
BASF Code Name: MEQOHDT : . . -
BASF Registry Number: 4118661 . BASF Code Name: MBGHO15 i
talecular Formula: CsblysCIFNOSS e BASFE Registty Number: 5264357 ‘K '
Molecutas Weight: 486.8 Maotecular Formula; CrsHieCIF (N3OS .
LotNo: |  Lraez . ) Molectiar Weight: 479.9 ’ !
Purity: 98.8% ) . Lot No.: L74-80 : :
»  Expiration date; February 1, 2008 ' ‘ " Purity: e4.5%
Structural Formuta: - Expiration date: Jun@ 1. 2008
oo b ,
W " Structural Formuta: . F . "
N, - - - ]

CH, ;
N .
(S\\ \]/ : B ) E /":i\ /:E CH,
! : N | HO OH MN /IS\\ \]/ ‘
: o“ e - i
. oF M g 9 CH,, :

(v}

_BASF CodeName: ~ MB0DHOZ2 L

BASF Code Name:  MBOOHO2
BASF Registry Number: 4118416 BASF Registcy Number: 5216337 . :
Mafecular Farmuta: CreHisCIF 065 Lo . . : ;
Molecytar Weight: 286.8 . - Molectilar Formula; CarblaCIENOS . S
LatNo: L67-186 . Molecular Weight: 520.9
Purity: 99.2% : i Lot No.: L7486, ., . oy
Expiration date: March 1,2009 L Pty 941% .
Structural Formula: - Expiration date: - March 1, 2008 )
. “Structural Formula: . . .
F 5 =} N
a ?H; .
! oo~ CHh
HO H ]/n ‘;/s\( .
/k D o o CH,
. CFy rir () :
CH, .
"BASF Code Name: M800H08 ) ) .
BASF Reffisty Number: 4773881 - i B B
Molecular Formula: CiHuCIENDOS A
- Molgcular Weight: 502.9 B
Lot No.: . L74-6G
Purify: | 97.2%
Expiration date: April 1, 2008 . ]
Structural Fomula: ¥ A - .
S . W ?H: o . . -
N N 1 -
1t S -
N \l/ . i
/K 40" o, S :
CFy [} o. o : |
| . ; : i
CH, o P

- DP Barcode D350054/MRID No. 476999 02/PMRA No. 1731026, 471278~ 32/PMRA
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BAS 800 H in S0il/2008-0431/118203/BASF Corporation/241
PMRA Submission Number: 2008-0431/Company Code: BAZ
Active Code: SFF/Use Site: 13 and 14 |
ENVIRONMENTAL CHEMISTRY METHOD REVIEW REPORT

Appendix B: Summary of Percent Recoveries, Average and RSDs for BAS 800 H.
and Its-Metabolites :
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BAS 800 H in Soil/2008-0431/118203/BASF Corporation/241
PMRA Submission Number: 2008-043 I/Company Code: BAZ
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Appendix C — Summary of ILV Percent Recoverles and RSDs for BAS 800H and Its
Metabolites ‘

Analytes | Fortification | Average RSP

Level (ppm) | Recovery
(%)
BAS 800H | 0.01 117 7.8
0.1 102 16,1
MS8QOHO1 - | 0.01 .| 108 14.1
' 0.1 _ 102 1 8.3
MS800HO02 0.01 107 . {127
0.1 93.0 : 132
MS8OOHO7 0.01 106 10.4
) - 01 1995 |96
- ' - | M8OOHOS8 0.01 - 111 (124"
0.1 98.2 190 7
MBOOH15 .0.01 1916 . 17.6
. 0.1 835 - 1100
MEOOH22 0.01 © 1928 " 221
' 0.1 ' 1103 11.9

DP Barcode D350054/MRID No. 476999 02/PMRA No 1731026, 471278 32/PMRA
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